Key indicators: single-crystal X-ray study; T = 296 K, P = 0.0 kPa; mean (C-C) = 0.002 Å; R factor = 0.042; wR factor = 0.113; data-to-parameter ratio = 14.0.
In the title compound, C 30 H 31 NO 3 , the tolyl ring is almost coplanar with the isoxazole ring [dihedral angle = 12.51 (7) ], whereas the methoxyphenyl ring is almost perpendicular to the isoxazole ring [dihedral angle = 89.77 (5) ]. In the crystal, molecules are connected through C-HÁ Á ÁO hydrogen bonds, forming chains running along the a axis.
Related literature
For general background on the chemical synthesis, see: Al Houari et al. (2010) ; Bruche & Zecchi (1983) ; Toth et al. (1999) .
Experimental
Crystal data C 30 H 31 NO 3 M r = 453.56 Monoclinic, P2 1 =c a = 6.9248 (3) Å b = 24.7919 (12) Å c = 14.2111 (7) Å = 94.460 (2) V = 2432.4 (2) Å 3 Z = 4 Mo K radiation = 0.08 mm À1 T = 296 K 0.34 Â 0.21 Â 0.20 mm
Data collection
Bruker APEXII CCD detector diffractometer 21101 measured reflections 4382 independent reflections 3165 reflections with I > 2(I) R int = 0.036 Refinement R[F 2 > 2(F 2 )] = 0.042 wR(F 2 ) = 0.113 S = 1.04 4382 reflections 312 parameters H-atom parameters constrained Á max = 0.14 e Å À3 Á min = À0.17 e Å À3 Table 1 Hydrogen-bond geometry (Å , ). Data collection: APEX2 (Bruker, 2005); cell refinement: APEX2; data reduction: APEX2; program(s) used to solve structure: SHELXS97 (Sheldrick, 2008); program(s) used to refine structure: SHELXL97 (Sheldrick, 2008); molecular graphics: PLATON (Spek, 2009); software used to prepare material for publication: publCIF (Westrip, 2010). 4-tert-Butyl-4'-(4-methoxyphenyl)-3'-(4-methylphenyl)-1,2,3,4-tetrahydrospiro[naphthalene-2,5'(4'H)-1,2-oxazol]-1-one M. Akhazzane, H. Zouihri, M. Daoudi, A. Kerbal and G. Al Houari
Comment
In the context of our research concerning the approach of dipole-dipolarophile in 1,3-dipolarcycloaddition, we have already studied the case where the dipole is an arylnitriloxide and the dipolarophiles are the 2-arylidenes of the 3,4-dihydronaphthalen-1-one substituted by anisopropyle group in position 4 (Al Houari et al., 2010) .
We have shown that the ring closure reaction is highly regioselective and also highly diastereoselective. The relative configuration and conformation of the products have been determined by means of protonic magnetic resonance measurements.
In this paper we describe the regiochemistry and stereochemistry in the reaction of the para-tolylnitriloxide with the 4-tert-butyl-2-(4-methoxybenzylidene)-3,4-dihydronaphthalen-1-one.
In general, the majority or unique regiochemistry we observe in the 1,3-dipolarcycloaddition of arylnitriloxydes with ethylenic dipolarophiles leads to anisoxazoline, where the electron-attracting or withdrawing substitutent of the dipolarophile is in position 5 of the isoxazoline (Bruche & Zecchi 1983) . This is exactly what we observed in our case with this X-ray crystal structure study, where the carbonyl group is in position 5 of the isoxazoline. We also found out, that the axial disposition the tert-butyl group imposes an exclusive anti approach of the dipole. This stereochemistry is due to steric effects.
The dihedral angles between the benzene ring of the naphthalenone and the two rings of the methylbenzene and the methoxybenzene are 58.79 (9)° and 85.36 (9)°, respctively. In the crystal, molecules are connected through C-H···O hydrogen bonds, forming chains running along the a axis.
Experimental
In a 100 ml flask, we dissolved 2 mmol of the 4-tert-butyl-2-(4-methoxybenzylidene)-3,4-dihydronaphthalen-1-one and 2.4 mmol of para tolyle oxime in 20 ml chloroform. The mixture was cooled to 0°C under magnetic stirring in an ice bath. Then 15 ml of bleach at 18°C was added in small doses without exceeding 5°C. The mixture was left under magnetic stirring for 16 h at room temperature, then washed with water until the pH was neutral and dried on sodium sulfate. The solvent was evaporated with a rotating evaporator and the oily residue was dissolved in ethanol. The precipitated product was then recrystallized in ethanol.
Refinement
All H atoms were geometrically positioned and treated as riding with C-H ranging from 0.93 Å to 0.97Å and with U iso (H) = 1.2Ueq(C) or U iso (H) = 1.5Ueq(C methyl ). (7) 0.0383 (6) −0.0022 (6) −0.0061 (6) −0.0056 (5) C8 0.0365 (8) 0.0413 (9) 0.0381 (8) 0.0063 (6) −0.0033 (7) −0.0006 (7) C15 0.0378 (8) 0.0398 (9) 0.0388 (9) 0.0063 (6) −0.0030 (7) −0.0009 (7) C10 0.0430 (9) 0.0430 (9) 0.0406 (9) 0.0019 (7) −0.0069 (7) 0.0018 (7) C24 0.0560 (10) 0.0369 (9) 0.0376 (9) 0.0032 (7) 0.0085 (8) 0.0032 (7) C5 0.0381 (8) 0.0422 (9) 0.0460 (9) 0.0035 (7) −0.0081 (7) −0.0007 (7) C23 0.0456 (9) 0.0404 (9) 0.0345 (8) 0.0062 (7) 0.0032 (7) 0.0040 (7) C9 0.0411 (9) 0.0445 (9) 0.0372 (9) 0.0054 (7) −0.0017 (7) −0.0029 (7) C16 0.0403 (9) 0.0374 (9) 0.0440 (9) 0.0038 (7) 0.0012 (7) −0.0030 (7) C21 0.0418 (9) 0.0546 (10) 0.0501 (10) 0.0086 (8) 0.0044 (8) 0.0047 (8) C6 0.0453 (9) 0.0415 (9) 0.0399 (9) 0.0012 (7) −0.0045 (7) −0.0081 (7) C7 0.0496 (9) 0.0461 (9) 0.0390 (9) 0.0032 (7) −0.0068 (7) −0.0018 (7) C27 0.0784 (13) 0.0405 (10) 0.0451 (10) −0.0084 (9) 0.0234 (9) 0.0001 (8) O3 0.0921 (11) 0.0759 (9) 0.0641 (9) 0.0008 (8) 
4-tert-
Butyl-4'-(4-methoxyphenyl)-3'-(4-methylphenyl)-1,2,3,4-tetrahydrospiro[naphthalene-2,5'(4'H)-1,2- oxazol]-1-one
